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1 Introduction

Results are reported for the analysis of the 3.5 yr male deer liver sample received at MPI
Research from Daiton Utilites. The MPI Research study number assigned to the project is
L0019346. Table | lists the target analytes quantitated for the samples.

Table |. Target Analytes for Quantitation

Compound Name Acronym
Perfluorooctanesulfonate C8 Sulfonate or PFOS

Note: PFOA and PFOS results for all the muscle and liver samples with the exception of the
3.5yr male deer liver sample are reported in the original report signed on 11/19/09.

Four samples were received from Dena Haverland at Daiton Utilities for this study. The samples
were collected on October 02, 2009. The samples arrived on October 06, 2009 via Fedex and
were logged in under MPI Research login number LO019346. The shipment was received
frozen on dry ice. The samples were stored frozen at approximately -20'C from receipt until
analysis. Chain-of-custody information is presented in Attachment A.

3.1 Muscle and Liver Sample Preparation

311,

3.1.2
77 313

314

Weigh 1 g of muscle or liver sample into a 50 mL disposable centrifuge tube and fortify, if
appropriate. Add 20 pL of a 50000 ng/mL WIS for a final concentration of 1 ng/mL.

Note: The internal standard was spiked at a higher level to allow for post extraction
dilutions to be performed. f

Add water to the sample for a final volume of 10 mL. Cap tightly.
Homogenize sample using a tissuemizer for ~1 minute.

Transfer 1 mL of the sample using a disposable pipette into 15 mL disposable centrifuge
tubes. Add 5 mL of ACN and shake for ~20 minutes on a wrist action shaker.

Centrifuge tubes at ~3000 rpm for ~ 5 minutes. Carefully decant supernatant into a 50 mL
disposable centrifuge tube and add 35 mL of water.

Place the unconditioned SPE columns on the vacuum manifold. Condition the SPE
columns by passing ~ 10 mL of methanol through the column followed by ~ 5 mL of water.
The washes may be pulled through the SPE column using vacuum at a flow rate of ~1
drop/sec or may be allowed to pass through the column unaided. Discard all washes. Do
not allow the column to dry.
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3.1.7  Load the sample onto a conditioned SPE column . Discard the eluate. Any analyte
residues will be trapped on the SPE column at this point.

3.1.8  Elute with 2 mL of methanol. Collect 2 mL of elute into a graduated 15 mL centrifuge tube.

Note: Post extraction dilutions were prepared in methanol.

3.2 Sample Analysis by LC/MS/MS

In High Pressure Liquid Chromatography (HPLC), an aliquot of extract is injected and passed
through a liquid-phase chromatographic column. Based on the affinity of the analyte for the
stationary phase in the column relative to the liquid mobile phase, the analyte is retained for a
characteristic amount of time. Following HPLC separation, mass spectrometry provides a rapid
and accurate means for analyzing a wide range of organic compounds. Molecules are ionized,
fragmented, and detected. The ions characteristic of the compounds are observed and
quantitated against external calibration standards.

An HP1100 system interfaced to an Applied Biosystems AP! 4000 LC/MS/MS was used to
analyze the sample extracts for quantitation. A gradient elution through a Phenomenex Luna 3p
C8(2) Mercury, 20 x 4.0 mm column was used for separation.

" The following gradient was performed:

Mobile Phase (A): 2mM Ammonium Acetate in Water

Mobile Phase (B): Methanol
Time %A %B
0.0 90 10
0.5 20 10
20 10 90
50 10 90
5.1 0 100

. 6.0 0 100

6.1 90 10
10.0 90 10

Thé following parameters were used for operation of the mass spectrometer:

Parameter Setting
lonization Mode Electrospray
Polarity Negative
Transitions Monitored 49980 (PFOS)
503—80 (Internal Std. "°C PFOS (m+4))
Gas Temperature 450°C
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4.2

4.3

4.4

Calibration

For the muscle and liver sample analysis, a 6-point calibration curve was analyzed throughout
the analytical sequence for PFOS. The calibration points were prepared at 0.1, 0.2, 0.5, 1.0,
2.0, 5.0 ng/mL (ppb) containing 1.0 ng/mL *C-PFOS (m+4).

The ratio of the analyte concentration to the IS concentration versus the ratio of the analyte
instrument response (area) to the IS response (area) was plotted for each point. Using linear
regression with 1/x weighting, the slope, y-intercept and coefficient of determination (r*) were
determined. A calibration curve is acceptable if * > 0.985.

For the results reported here, calibration criteria were met. The calibration curves are included
in the raw data in Attachment C.

Laboratory Control Spikes

Laboratory control spikes in the analytical set were prepared during each extraction set by
adding a known concentration of the analyte to deer muscle and liver controls. Laboratory
control spikes are used to assess method accuracy. The laboratory control spikes must show
recoveries between 70-130% or the data is rejected. For the results reported here, the
laboratory control spikes were within the acceptable range. Laboratory control spike recoveries
are given in Attachment B.

Matrix Spikes

A matrix spike was prepared for each sample by adding a known concentration of the target
analyte to a sample. Matrix spikes are used to assess method accuracy in the matrix. The
matrix spikes should show recoveries between 70-130%. For the results reported here, the
matrix spike was within the acceptable range with the exceptions of:

Laboratory Duplicates

Each sample was prepared in duplicate and analyzed. Duplicate results are given along with
the sample results in Attachment B.

5 DataSummary

Please see Attachment B for a detailed listing of the analytical results. For the muscle and liver
samples the results are reported in parts per billion (ng/g) on an as-received basis.
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Samples are disposed of 60 days after the report is issued unless otherwise specified by the
project manager. All electronic data is archived on retrievable media and hard copy reports are
stored in data folders maintained by MPI Research. Hardcopy data is stored for a minimum of
five years. The client will be notified 30 days prior to the disposal of hardcopy data.

7.1 Attachment A: Chain of Custody

7.2 Attachment B: Analytical Resuits

7.3 Attachment C. Raw Analytical Data for Water

8 Signatures

ﬁﬂv@ ﬂZ/ 21729

Mark Neeley, Research Chemfst Assoc@ Date

P = s

Rdbert Zhu, Manager, Analytical Date
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Mattawan (Corporate Headquarters) State College
54943 North Main Street 3058 Research Drive

Mattawan, MI 49071-9399 State College, PA 16801
Al § (269) 668-3336 Phone (814) 272-1039 Phone
RESEARCH » (269) 668-4151 Fax (814) 231-1580 Fax
= Y

§ Login Group: L0019346

Login #: 19460 Conform COC Sample: True
Project: P0005196 Conform COC: True
Company Name: Dalton Utilities Conform Sample: True
Submitted By: Dena Haverland Conform Request: True
Login Type: Immediate Receipt of Samples

Started: True

Date Start: 10/27/2009

Due Date: 11/06/2009

Login Initiated: 10/27/2009

Received By: Ammerman, Mark

Spread Sample:

Label:

MPI SD/PI: Zhu, Xiang

Project Title/Type: PFOA and PFOS Analysis of Animal Muscle and Liver by LC/MS/MS / ROUTINE
Login Notes:

Packages / Containers

Package Carton Date / Condition Shipper/ ID Temp. Control/Temp. Direction / Handled By
’K0022042 Received Date: 10/27/09 10:25 FEDEX Dry Ice RECEIVED
Package & Contents Uncompromised 8694 2057 8178 -79.2 Ammerman, Mark
Co ™iner # Gross Weight pH Container Type Preservative Mfg. Lot Mfg. ID
¢ ”;624 21820 g 1/2 gallon ziplock bag NONE
C0457625 278.00 g 1/2 gallon ziplock bag NONE
C0457626 324109 1 gallon ziploc bag NONE
C0457627 994.10 g 1 gallon ziploc bag NONE
Samples
Sample 1D Container Matrix System System Matrix Sample Date Sampled Date Due
L0019346-0001 SOLID Deer Tissue Deer #6 0.5 yr female-muscle 10/02/2009 11/06/2009
C0457624
L0019346-0002 SOLID Deer Liver Deer #6 0.5 yr female-liver 10/02/2009 11/06/2009
C0457626
L0019346-0003 SOLID Deer Tissue Deer #7 3.5 yr male-muscle 10/02/2009 11/06/2009
C0457625
1.0019346-0004 SOLID Deer Liver Deer #7 3.5 yr male-liver 10/02/2009 11/06/2009
C0457627

2/16/2009 Repqrt Version: Jan 7 2009 1:39PM Instance: R0604339

ogin.rmpt Page 1 of 2 GRS



Login Reviewed By: Date/Time:

2/16/2009 Report Version: Jan 7 2009 1:39PM Instance: H6604339
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MPI Research Contact:

Daniel Wright

Send Report To:

Company: Dalton Utilities

Address:

1200 VD Parrott JR Parkway, PU BoxX 869

Cuy, State, Zip: Dalton, GA 30722-0869

Attention: _Dena Haverland

Phone #: _706~529-1010

Fax #: __ 706-529-1271

Email:

dhaverland@dutil.com

Study/Job #:

Signature/Date:

Panted Name:

Client ID#
Desm‘p!iuﬂ. wia

G Ve
.. Control .

- Ame Sent/
 Weight . .

Sample Submittal

Picvane fan this furm before sending samples.

Please send samples to shipping and receiving:
3048 Research Drive, State College, PA 16801}
T:(814) 272-1039 » F: (814) 272-1019

Turnaround time (T AT) requirements:

Results Due Date: = ¢ <4 by &

Pretimmary Results Format:  Verbal @;I/ﬁ Fax

Report Due Date: v (."( LRV
s

Storage Conditions Safety Information

Room temperature Special handhing’
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reezer
w freezer Coatrolled substance:

Desiccated

Lighting required HAZARDS
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RISEARCH

TEMPORARY SAMPLE STORAGE FORM

To be completed during ExyLIMS Login
Project #: /5796

Login # L Gr

Initials / Date: Y i ”/ 27/"7

One form to be completed for each package

Date / Time Received: 10 /ab /09 Joz [

Received By: Mké Z{ﬁw'/f—h

Shipper: Eedéx

Shipper Package ID: 89y 2057 4178

Temperature (deg C) / Thermometer ID; __ ~H.v / Does s 777
Temperature Control Method: /q f fo- o<tz
Temporary Storage Location: l-—a/kln /‘/(m.» /

Condition of sample(s):

4 Good — Package and contents uncompromised
___Fair- Package damaged / contents uncompromised
___Poor - Package and contents compromised

Notes:

LIBRARY ID: V0001402-5 ) LABORATORY FORM
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3058 Research Drive
State College, PA 16801

Ph.: 814-272-1039
I Fax: 814-231-1580

RESEARCH

SAMPLE PROCESSING RECORD

Processing Reguested By Employee: Mark Neeley

MPI Research Assigned Project Number: P0005196

MP! Research Assigned Login Number:  L0019346

MPi Sample MPI Container
Number Number Matrix Equipment Description/Equipment ID Number
L0019346-0001 C0457624 Solid RobotCoupe / INO006779
L0019346-0002 C0457625 Solid RobotCoupe / INO006779
L0019346-0003 0457626 Solid RobotCoupe / INOO06779
L0019346-0004 C0457627 Solid RobotCoupe / INO006779
Date Processed: 10/29/2009 Time Started: 14:57 Time Finished: 17:20
Processed By Employee/Employees: Eric Edwards

Processing Instructions/Comments:

LIBRARY |D: vV0003878-1 , LABORATORY FORM
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3058 Research Drive '
State College, Pennsyivania 16801 USA
Telephone: 814.272.1039

RESEARCH  ra 8142721019 An alytical Report

Summary of Fluorochemical Residues in Liver Samples

PFOS
Perfluorococtanesulifonate
Analyte
Found

Sample ID (ng/g, ppb)

Deer # 7 3.5 yr male-liver : 2750
Deer #7 3.5 yr male-liver* 2600

*L.aboratory Duplicate
ND = Not detected = Response is below the LOD of 1.0 ng/g (ppb).
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/g (ppb).




MPI 3058 Research Drive

RESEARCH

State College, Pennsylvania 16801 USA
Telephone: 814.272.1039
Fax: 814.272.1019

Recovery Summary of Fluorochemical Residues in Liver Samples

PFOS
Amount Amt Found Amount
Sample Spiked in Sample Recovered Recovery

Description (ng/g (ng/g (ng/g (%)

LCS A (Data set 112409B) 2000 16.5 2340 116
2000 ng/g

LCS B (Data set 112409B) 2000 16.5 2170 108
2000 ng/g

Deer # 7 3.5 yr male-liver 2000 2750 4770 101

(L19346-4 Spk C, 2000 ng/g Lab Spike)

ND
NQ

Not detected = Response is below the LOD of 1.0 ng/g.

Not quantifiable = Response is between the LOD and the LOQ of 10 ng/g.







RAW DATA REPORT

Sponsor Study No: NA Limit of Quantitation: 10 ng/g Set No: 1124098
MP1 Study No: 119346 injection Volume: 15pL Analyst: Mark Neeley
Analyte: PFOS Matrix: Deer Liver Instrument Type: LC/MS/MS Unit # 9
lons Monitored: 499 -> 80 Sample Weight 1.0g Extraction Date: 11/24/09
Site: NA Analyzed on: 11/24/09
internal Internal Amount
Std. Std.  Aliquot Dilution Standard  Analyte  Analyte
MPI Research Sponsor Sample Sample Index Conc. Conc. Factor  Factor Peak Peak Found Added  Recovery
[3] ) Code No. (ng/mL)(ng/mL)} (AF) (DF} Area Area (ng/g) (ng/g} {%)
5533618 - (%3 1 0.100 1.0 - - 34904 308667 - - -
$533617 - s 2 0200 1.0 . . 67282 306260
5533616 - cs 3 0.500 1.0 - - 162562 307963
5533615 - (%3 4 1.00 1.0 - - 335048 313198
5533614 - Cs 5 2.00 1.0 - . 663251 302152 - -
5533613 - cs 6 5.00 1.0 - - 1540686 295604 - - -
Methanol Wash - w 7 - - - - 633 0
Methanol Wash - w 8 - - - - 833 0 - -
Controt MC4313 Deer Liver Control C 9 - 1.0 20 1 221553 150243 16.5 - -
LC5 A MC4313 Deer Liver Spike A, 2000 ng/g LCS 10 - 0.5 20 100 248833 100052 2338 2000 116
Lcss MC4313 Deer Liver Spike B, 2000 ng/g LCS 11 - 0.5 20 100 278488 120785 2167 2000 108
119346-4 Spk C Deer # 7 3.5 yr male-tiver Spike C, 2000 ng/g  LF 12 - 0.5 20 100 590437 116645 4767 2000 101
L19346-4 Deer #7 3.5 yr male-tiver S 13 - 0.5 20 100 327125 111737 2754
L19346-4 Dup Deer # 7 3.5 yr male-liver Duplicate S 14 - 0.5 20 100 314680 113731 2602 - -
5533615 CCV, 1.0 ng/mL ey 15 1.00 1.0 1 1 324083 303718 1.00 1.00 100
Analyte Found (ng/g) = {{{{analyte peak area/IS peak area} - intercept) / slope) x IS conc.) x AF x DF/Sample weight Standard Curve : Linear {1/x weighted)

Intercept = 0.00878
Slope = 1.06
Coef. Of Det. = 0.9994

Recovery {%) = [Analyte found (ng/g)-Analyte found in control (ng/g)} x 100
amount Analyte added (ng/g)

C5 = Calibration standard LF = Lab fortified sample W = Methanol Wash

CLV = Continuing Calibration Verification FF = Field fortified sample ND ~ Not detected = Response between 0 and LOD
€ = Control sample LCS = Laboratory Control Spike NQ = Not quantifiable = Response between LOD and LOQ
S = Sample

Spreadsheet prepared by: /W Dy 7 //—Zq'éz
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3058 Research Drive
State College, PA 16801

Phone: 814-272-1039
Fax: 814-231-1580

RESEARCH Internal Chain of Custody/Fortification Sheet
MPI Reseach Study Number: L19346 Matrix: Deer Liver
Sponsor Study/Protocol No: NA
The samples listed below were removed from Freezer No. A
Time _9:v¥2 sm Date 424 v5 Initials__ gm0
CLIENT SAMPLE ID MPI RESEARCH ID NUMBER WEIGHT (g) FORTIFICATION (ng)
na MC4313 Control 1.0 -
na MC4313 LCS A 1.0 2000
na MC4313 LCS B 1.0 2000
Deer #7 3.5 yr male-liver 1.19346-4 Spk C 1.0 2000
Deer #7 3.5 yr male-liver 1.19346-4 1.0 -
Deer #7 3.5 yr male-liver L19346-4 Dup 1.0 -

Spiking Solution Used Volume Used for Spiking Initial/Date
MC4313 LCS A 44 3355 (100000 ng/mL) | 20 uL (5-100uL auto-pipette) | 4124 /ys-24-o
MC4313 LCS B S 2837 (100000 ng/mL) | 20 L (5-100pL auto-pipette) | iyl /2s-2y-cp
L19346-4 Spk C 85342} (100000 ng/mL) | 20 pL (5-100pL auto-pipette) |,180 1= zy¢ 25
MC4313 Control $50032652 (100 ng/mL) 200 pL (50-250pL. auto-pipetie) | poop  /ys-zp-es?
All Samples (except control) SP0011659 (50000 ng/mL) 20 pL (5-100pL. auto-pipette) | aps? [ )-zar-eg

All samples were weighed on balance_2o .

Time_4:¥% 4m Date _ ,s-2% 9o Initials _ g7

After weighing samples were returned to Freezer No. _24

Time 4:55amn Date /- z 95 Initials Tl

Comments:

Analysis Summary: Data Set: /27052 Initials/Date: wapnp /[ 27~z P -0p

Set extraction/analysis data verified by:

Data Set: —
Data Set:

g

Initials/Date:

— / ———

Initials/Date:  — [/ —

Date:

Nov 02, 2009/2
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ilyst Version: 1.4.2
iinting Time: 3:33:23 PM

MPI Study: L139346
MPI Set No.: 112409B

rinting Date: Tuesday, November 24, 2009

Operator: Mark Neeley

Inst

rument No.: LC/MS/MS #9

3

)"z
" oject: Wsc1wp5556\mdrive\PE SCIEX DATA\Projects\P5195 Batch:09_1 12409B Tab:Sample Set:SET f/y,l\%}c)w:ethzzﬁi’5195_102909
Sample ¢
Sample Na ' sample D o Vil L hataFile
'Rie S -o=ample i 1 Position) T
$533618 Calibration Standard, 0.1 ng/mL ) 11 09_112409B\112408B
7 SS33617 ‘Calibration Standard, 0.2 ng/mL 12 09_112409B\112400B
3 SS33616 Calibration Standard, 0.5 ng/mL_ 13 09_112409B\112409B
'SS33615 Calibration Standard, 1.0 ng/mL - 14 109_112409B\112409B
« SS33614 Calibration Standard, 2.0 ng/mL 15 109_112409B\1124098
6 SS33613 Calibration Standard, 5.0 ng/mL 16 109_112409B\1124098
iMethanol Wash MethanolWash 91 §09_1 12409B\1124098
«  Methanol Wash  Methanol Wash 91 109_112409B\1124098
g | Control MC4313 Deer Liver Control 27 109_112409B\1124098
0 ILCSA MCA4313 Deer Liver Spike A, 2000 ng/g 28 09_112409B\1124098
1 [LCS B MCA4313 Deer Liver Spike B, 2000 ng/lg 29 09_112409B\1124098B
12 1L19346-4 Spk C | Deer # 7 3.5 yr male-liver Spike C, 2000 ng/g, DF=100 30 09_112409B\112409B
3 L19346-4 Deer # 7 3.5 yr male-liver, DF=100 31 09_112409B\112409B
14 TL19346-4 Dup | Deer # 7 3.5 yr male-liver Duplicate, DF=100 32 09_112409B\112409B
*5 'SS33615 CCV, 1.0 ng/mL o 14 09_112409B\1124098

* Research, Inc.
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS
Protocol No: NA MPI Study No: L19346

Instrument: AB API 4000 Biomolecular Mass Analyzer, (LC/MS/MS #9)
SCIEX Turbo Ion Spray Liquid Introduction Interface
Turbo Ion spray temperature = 450 °C

Computer: Dell OptiPlex GX 110
Software: PE Sciex Analyst 1.4
HPLC Equipment: Hewlett Packard (HP) Series 1100
HP Quat Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Phenomenex Luna C8 (2) Mercury, 2cm x 4mm, 3 pm (ExyLIMS ID:
MA0052622) ~

Column Temperature: 35°C
Mobile Phase (A): 2 mM Ammonium Acetate in Water (ExyLIMS ID: SL.0045925)
Mobile Phase (B): Methanol (ExyLIMS ID: RE0047880)

Injected Volume: 15 uL
Time (min) % A % B Flow Rate
(uL/min)
0.0 90 10 750
0.5 90 10 750
2.0 10 90 750
5.0 10 90 750
5.1 0 100 750
6.0 0 100 750
6.1 90 10 750
10.0 90 10 750
Jons monitored:
Analyte Parent ion Daughter ion(s)  Dwell (secs)
PFOS 499 80 0.200
13C PFOS (m+4) 503 80 0.200

Internal Standard

Analyst: Mark Neeley mor 112 oG
MPI Research, Inc.
3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814)231-1580

All Handwritten Peak ID’s by: a0 jy-z5-09




Printing Time: 9:09:26 AM MPI Study No.: L19346 Operator: Mark Neeley
Printing Date: Wed, Nov 25, 2009 Set No.: 112409B Instrument No.: LC/MS/MS # 9

Analyst Version: 1.4.2
Mo 1)-257¢9

B Untitled 4 (PFOS): "Linear" Regression ("1 / x" weighting): y = 1.06 x + 0.00878 (r = 0.9997)
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9:10:18 AM
wed, Nov 25,

1.4.2

Printing Time:
Printing Date:

MPI Study No.:
Set No.:

L19346
1124098

Operator:
Instrument No.:

Mark Neeley
2009 LC/MS/MS # 9

Analyst Version:

Sampte Name. -S533818" Sample JD: "Calibration Standard, 0.1 ng/mL™  File: "112409A wiff"

I Sample Nama: "S533818" Sample |D: "Calibration Standard, 0 § ng/ml”

File: "112409A vatl”

pPage 1 of 5

Penk Name: "PFOS" Mui(ot) “499.0/80.0 amu™ Peak Nams! 13CPFOS(W4)(!S)' Macs(es): “503.0/80.0 amw”
4 Commaent ™ otation: ™ Comment ™ Annotation: ™
sample Index: 1 sample Index: 1
sample Type: standard sample Type: standard 399
Concantration: 6.100 ng/mb 2500 Concentration: 1.00 ng/mL
|| carculated conc: o0.0940 ng/mL calculatad Concs /A 9504
Acq. Date: 11/24/2009 9000 Acq. Date: 11/24/2009
|Ach Tine: 6:29:07 PN Acq. Tima: 6129:07 PH 9004
| 8500
Il Hodttted: No Modified: No 8504
| proc. Algorichm: Analyst classic 8000 Proc. Algorithm: Analyst Classic
|| Bunching Factor: 1 Bunching Pactor: 1 8004
: Noise Thrashold: 18.73 cps 7500 Noise Threshold: 140.21 cps 7 504
|| Asea Threshold:  73.65  cps Area Threshold: 701.07  cps
|| vum. smooths, 1 7000 Hum. 1 7.004
|| sep. wideh: 0.20 sep. 0.20
Sep. Haight: v.ot 6500 sep. Height: 0.01 §.504
Exp. Peak Ratio: 5.00 5000 Exp. Peak Ratio: 5.00
Il exp. Adj. Ratio: 4.00 :p, cdiA :al:u: ;,g: 6.084
i| Exp. val. Rario 3.00 p. Val. Ratio: 5
Hl e wsndow: " os0le sec g o0 RT Windows 30,0 sec g Ses
| Expectea R 1.06  min . 5000 Expacted RT: 4.06  min € oo
| use Relative wr: No Use Relativa RT: No & >
4500 8 a5e4
Int. Type: Base To Bama 3 Int. Type: Base To Bawe E
|| Retention Time: 3.99  min 4000 Retention Time: 3.99  min 4 0ed
Area: 14828 counts Area: 312440 counts
| Helght: 9687 cpa 3500 Height 99356 CpPs 31504
start Time: 3.87  eia start Time: 3.92  =in
Il gnd Time: 4.1 min 3000 End Time: .20 min 3.0e4
| 2500 2.5¢4
2000 2.0u4
| 1500 1.504
1000 1 0e4
500 5000.0
4.22 552660888 779
| 0 . 5 A S— 0.0
2 4 8 L] 2
Sample Name: “551M17°  Sample ([ "Cabtwation Semple Name: “5533817°  Sample 10: “Cakbration Standsrd, 0.2 ng/mL”
Poak Name: "PFOS"  Mues{es). "499.0/30.0 amw” Poak Name: "13CPFOS(M+4}IS)"  Mass{ox) "503.0/80.0 amu”
[ Comment. “  Annotation, ™ Comment ™  Anhotation. ™
I| Sample Index: 2 Sample Index: 1
|! sample Type: standard 100 3ample Type: standard 198
| concentration: 0.200 ng/mL 91 Bed Concentration: 1.00 ng/mL
calculated Conc:  0.200 ng/ml Caltulated conce N/A 9.0e4
Acg. Date: 11/24/200% 1.8e4 Acq. Date: 11/24/200%
Acq. Time: 6:40:03 PH - ACq. Time: 6:40:0) PM 8.504
I 17e4
Il Hoditiad: Ho Hoditied: No 8.004
Proc. Algorithm: Analyst Classic 1.8e4 Proc. algorithm: Analyst Classic 7 50
il Bunching Factor: 1 Bunching Factor: 3
| Nots« Thrasholad: 15,73 cps 1.504 Noise Thresnhold: 140,21  cpe .
| Axrea Threshold: 78.€5 cps O] Area Threshold: 701.07  cpa Oed
Wum. Swooths: 1 Num. Smootha: 1
Sep. width: .20 1304 Sep. wigeh, e E5et
Sep. Hetght: 0.01 P ght: . 00N
™, || Sxp. Pesk Ratio: 5.00 1 2e4 Bxp. Peak Ratio: 5,00
\l| #xp. Ad3. Ratio: 4.90 zxp. Ady. Ratio: 1.00 5 5es
: Exp. Val., Ratio: 3,00 PR RTY] xp. Val. Ratio: 3.00 -
J RT Window: 0.0 sec & n-r Hindow: 10.0 asc B 5004
Expected RT: 4.06  min & 10ed Bxpected RT: 4.06  min 2
Use Relative RT: No 2 0 Use Relative RT: No T 45
| 5 9000 £
Il tne. Type: Base To bBase E Int. Type: Pase To Dase E  40es
Recention Time: 3.99  min 80000 Retention Tims: 3.9%  min
Area: 67704  counts Avea: 304225 counts
Helght: 19250 cpa 7000.0 Height: 53045 cps 35
start Time: 3.83  win §000.0 start Time: 3.91  win 1.0e4
Bnd Time: 4.20  min . £nd Time: 4.30  win
| 50000 2504
4000.0 2084
3000.0 1 5e4
20000 1.0e4
I 1000.0 50000
I 00 00 :
I ] [ s H 4 [ 3
i Time. o, e DI LH0.
"W Sampie Name: "SS33B16°  Gampie 1D "Calibration Standwd, 0.5 ng/mL™  File: "112409A wiff* Sarmpls Name. “5533616°  Sampte D, "Calibration Standerd, 0.5 ng/mil”  Frie: "112409A.wilf"
| Peak Nama: “PFOS™  Mass(es): "499.0/80.0 emu” Peak Name, "13CPFOS(M+4)IS)"  Mass(es} "503.0/80.0 smu™
|| B Comment ™ Annotation: ™ Comment. ~  Annotation ™
Saaple Index: 3 Sawple Indax: ]
Sample Type: standard 199 Sample Type: standard 200
Concentration: 0.500 ng/mL concentration: 1.00 ng/mt
Calculated Conc:  0.503 ng/eL 4 204 calculated Conc: /A 8504
| acq. bate: 11/24/2009 4084 Acq. Date: 11/24/2009
| Aea. Time: 6:50:58 PM Acg. Time: 6:50:58 PM oo
: 3.8e4
| moastieq: o Moditied: o -
Il prac. Algorithm: Analyst Classic 3604 Proc. Algorithm: Analyst Classic
il Bunching Factor: 1 Bunching Factor: 1
i| Notsa Threshold: 15.73  cps Swied Noise Threshold. 140.21  cps 7 004
il Area Threshold: 16,65 cps 3204 hArea Threshold: 701.07 cps 6.5e4
i !
Num. Smooths: 1 Nus. Smooths: 1
I Sep. Width: 8,20 3.004 sep. Width: o.20 & Ond
Il sep. Heighe: 0.01 Sep. Height: 0.01 .
|| exp. Pesk Ratio: 5.00 ZBed Exp. Peak Ratio: 5.00 ae]
|| Exp. ad3. Rratio: 4.00 2664 Exp. Adj. Ratfo: 400
Exp. Val, Ratio: 3.00 Exp. val. Ratio: 300
RT Window: 30.0 sec g 24w RT Window: 30.0  asc g 50e4
| expected RT: 4.06  min - Expecred RT: 4.06  min 3
Use Relative RT: No g 2204 Use Relative RT: No 2 d5ed
‘ £ 204 £ (oes
Int. Type: Base To Base z Int. Type: Bass To Base z
il Revention Time: 3.9 ain 1 8e4 Retention Time: +.00  ain fem
fa oy, coues e T, "
ght: :
Il seare Time: 3.87  min 14a4 start Time: 3.94  min 3.0e4
End Time: 4.24  ain Bnd Time: 4.21  ain
1204 2.5e4
I 1.0e4 2004
L 8000.0 1 Se4
| 6000.0
| 1004
o | 4000.0
3 2000.0 50000
0.0 00 r
2 4 8 8 2 4 6 8
| Tirna. mmm Tine, min
MPI Research, Inc.
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Date
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)
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Printing Time: 9:10:18 AM MPI Study No.: L19346 Operator: Mark Neeley
Printing Date: Wed, Nov 25, 2009 Set No.: 112409B Instrument No.: LC/MS/MS # 9
Analyst Version: 1.4.2
Sampis Name: "5535615°  Sample JD: "Calibration Standard, 1.0 ng/mi”  File: "112400A wiff” Sumpls Name: "5533615"  Sample 1D “Calibration Standerd, 1.0 ng/mL™  File: T112409A wiff*
Peak Name: "PFOS"  Mecs{es) "498.0/00.0 amu” Peak Name: "13CPFOS{M+4}(18)"  Maes(es): “503.0/80.0 smus”
Comment. ™ Annotation. ™ Comment ™ Annotation: ™
Sampla Index: 4 sample Index: +
sample Type: Standard 199 saople Type: standard 309
Concentration: 1.00 ng/mL ’ Concentration: 1.00 ng/mL 9.504
Calculated Concs 1.04 ng/mi. 9.0e4 Calculated Conc: R/A
Acq. Date: 11/24/2009 Acq. Data: 11/24/2009 9.004
Acq. Time: 7:01:54 PM B 5ed Acq. Time: 7:01:54 PM 8564
Modified: No 8.004 Modifiad: Ho a.004
#roc. Algarithm: Analyst Classic Proc. Algorithm: Analyst Classic -
Bunching Factor: 1 7544 Bunching ¥actor: 1 7504
Noise Threshold: 15.73  cps Noise Threshold: 140.21 cpa ’
Ares Threahold: 74.65  cps 7O Ares Thrashold: 701,07  cps 7004
Num. amooths: 1 6 5a4 Num. Smooths, 1
sep. Width: 0.320 Sep. Width: 0.20 6504
Sep. Height: 0.01 6.004 sep. Height: o.01
Exp. Peak Ratio: 5.00 - Exp. Peak Ratio: 5.00 6 Oedk
Exp. Ad). Ratio: 4. 00 5504 Exp. Ad}. Ratio: 4.00
Bxp. Val. Ratio: 3.00 . Bxp. Val. Ratio: 1.00 5.504
RT Window: 0.0 sec & soes RT Window: 0.0 wec 3
Expected RT: a.06 min - Expected RT: 4.06  ain . S.0Oed
Use Relative RT: No § 4.504 Use Relative RT: No g £S04
Int. Type: Base To Base £ 40 Int. Type: Base To Base E 4004
Retention Time: 3.99  min Retention Time: 31.9%  ain g
Area: 136863 counts 1504 Area: 306906  counts 1504
Helght: 93331 cps Haight: 95692 cps g
Start Time: 3.8¢  ain 3.004 scart Tim 3.92  min 3.004
#nd Time: 4.25  ein £nd Tise: 4.30  min
2.504 2504
2084 2,084
1504 1504
t.084 1.004
5000.0 5000.0
oo (111] T
2 4 8 L3 2 8 L]
- N
Sample Name. *5533814°  Sample i0: "Cetibration Standard, 2.0 ng/mL”  Fite: "112409A wiff” Semple Neme: 8533814 Sampte 10: "Calibration Standard, 2.0 ng/mL”  FHa: "112400A wnff"
Pexk Name: "PFOS"  Mase(es) "499.0/80.0 amu” Peak Neme: "1ICPFOS(M+A)IS)"  Mass(es): “503.0/80.0 som”
Comment ™ Annotstion: ™ Comment. ™  Annotstion. ™
sample Index: 3 sample Index, s
Saeple Type: standard 198 Sample Type: standard 199
Concentration: 1.00 ng/mL 1 808 Cancentrat Lon; 1.00 ng/mL
calculated Conc: 2.07 ng/aLl calculated Conc N/A 9 04
Acq. Date: 11/24/3009 1785 Acq. Dat 11/24/200%
Acg. Time: 7:12:51 oM Acqg. Tim 7:12:51 PH 3504
Modifiad: No i Moditied: No 8.0e4
Proc. Algorithm: Analyst Classic 1585 Proc. Algorithm, Analyst Classic
Bunching Factors 1 Bunching Factor: 1 7.5e4
Noise Threshold: 15.73  cps 1 488 Roise Threshold: 140.21  cps
Area Threshold: 78.65  cpx Area Threshold: 701.07  cps 7 Ded
Num. Smooths: 1 1368 Num. 3mooths. 1
Sep. Width: 0.20 Bep. Width 0.20 5.504
Sep. Height: v.01 1205 gep. Height 0.01
®xp. Peak Ratio: 5,00 Exp. Peak Ratio: 5.00 8.084
Exp. Adj. Ratio: 4.00 11e5 Exp. Adj. Retio: 4.00
Exp. Val. Ratio: 1.00 Exp. val. Ratio: 3.00 5.5¢4
RT Window: 30.0 sec B 1005 RT Window 30.0 sac 8 5004
Expected RT, 4.06  ain o gxpected RT: 4.06 min :
Use Relative RT: No g 9004 Use Relative RT: No g 45ed
Int. Type: Base To Basme Z 8004 Int. Type: Base To Base 5 40e4
Retantion Time: 3.99  min Retention Time: 3.39  min
Axes; 660504 counts 7 0ol Area: 104605 counts 3,504
Hetght 183265 cps Haight 91766 cpe
start Time: 3.87  ain 8.0%4 Start Tine: 3.92  min 3004
Znd Time: 4.29  win End Time: 4,21 min
5.004 25¢4
4004 2084
3.004 15e4
2.004 1.004
1.004 5000.0
6.0 Y [ 1]
2 4 L1 a 2 4 8 8
Sample Name: 8533813 Sample {D: "Calibration Standard, 5.0 ng/mi”  Frle: 112409A wiff Sampie Name: “S513813°  Sample ID: “Cabibeation Standard, 5.0 ng/mi"  File. "112408A wiff”
Peak Name: "PFOS™  Mass{es). “499.0/80.0 anmw* Pesk Nama: “13CPFOS(M+4)(1S)" Maas{es) “503.0/80.0 amu”
Comment ™ talion: ™ Commant ™ Annotation: ™
sSampla Index: [ Sample Index: 6
Sample Type: standard 199 Sample Type: standard 199
Concentration: 5.00 ng/mL concentration: 1.00 ng/mL G 0ad
calculated Conc: 1.90 ng/al 4085 calculated Conc: N/A
Acq. Date: 11/24/200% Acq. Date: 11/24/3009 8.504
Acqg. Time: 7:33:47 BM 3805 Acg. Time: 7:23:47 PM
8.004
Modified: No 1.BeS Modified, No
Proc. Algoritha: Analyst Classic 1465 Proc. Algorithm: Analyst Classic 7 Sa4
Bunching Factor: 1 Bunching Pacto 1
Noise Thrashold: 15.73  cpe 3265 Noise Thrashol 140,21 cpy 7 084
Ares Threshold: 78.65  cps Area Thresheld: 701.07  cps
Num. Smoothm: 1 3.0e5 Num. Smooths; 1 6 54
Sep. Width: 0.120 Sep. Width: 0.0
Sep. Height: 0.0} 285 Sep. Height: 0.0t 6.004 .
Exp. Peak Ratio: 5.00 2665 Exp. Paak Ratio: 5.00
Exp. Adj. Ratio; 4.00 ExXp. Ad). Rario: 4,00 5.504
Exp. val. Ratio: 3.00 2405 Exp. Val. Ratio: 3.00 - .
RT Window: 30,0 sec 8 RT Window: 0.0 sec § 50e4
Expecred RT: 4.06 min - 2205 Expacted RT: 4.06 min -
Use Relative RT: No g Use Relative RT: No § 45ee
§ 2085 g
Int. Typa: Raxe To Dase £ yges Int. Type: Base To Base E 4004
Retention Tima: 3.99  min Retention Time: 3.99  min
Area: 1544063  counts 1665 Area: 101538  counts 35a4
Hatght: 428162 cps Height : 52579 cps
3tarc Time: 3.87  ain 1 485 start Tima: 3.92  min 3.0e4
End Time: 444 min 1208 End Time: 428 min
’ 2504
1.065
2.064
3 Ded
1.504
6 Oed
4004 1.004
2 0es 50000
oo 0.0 +
2 6 L} 2 4 8 8
Time. . Time. men
MPI Research, Inc.

Page 2 of 5




9:10:19 AM
Wed, Nov 25,

1.4.2

Printing Time:
Printing Date: 2009

Analyst Version:

MPI Study No.:
Set No.:

L19346
1124098

Operator:

Instrument No.:

Mark Neeley
LC/MS/MS # 9

™ S
Sarmple Name: "Methanol Weeh™  Sample 1D: "Methanol Wash™  File: *112400A wifl" Sampls Name: “Methanol Wash®  Sample ID: "Mathanol Wash™  File. "112409A witf"
Peak Name: "PFOS"  Muss{es). "493.0/80.0 amu™ Peak Name: “t3ICPFOS(M+4NIS)”  Mass(es) "503,0/80.0 anw™
M Comment. "™ Annotation: ™ Commant ™ Annotation. ™
| sample Index: 7 sample Index: 7
| sample Type: solvent sawple Type: Solvent 537
|| concentration: 6.00 ng/mL Concentration: 1.00 ng/mL 85
Calculated Conc: N/A cCalculated <Concs NN
Acqg. Date: 11/24/200% Acq. Date: 11/24/2009 80
Acq. Time, 7:34¢43 PM 20 Acq. Time: 7:34:43 PM 859 702
75
Modified: No Modified: ¥o
| Proc. Algorithm: Analyst Classic 200
|l Bunching Pactor: 1 633
Noise Threshold: 15.73  cpa
Area Threshold: 78.65  cps 180
| Num. swooths: 1
Sep, width: 0,10
I Sep. Hetght: o.01 160
Exp. Peak Ratlo: s.00
il Exp. Adj. Ratio: 4.00
| £xp. val. Ratio: 3.00
|| RT Window: 0.0 sec § g
|| Expactad rT: 4.06 nin < 2
li Use Relative RT: No § g
Int. Type: Base To Base £ )4
Retention Time: 4.00  min
Area: 357  counts
Height: 229 cpe
start Time: £ 3.94  win
End Time: 4.09  win
L
8
Sampta Name: “Methanol Wath™  Sampla ID "Methanc! Wash® Sample Name: “Methanol Wash~ Samgie ID "Methanol Wash™  File. “112409A wiff"
! Peak Name: "PFOS”  Mses{es). "499 0/60.0 srmu”™ Peak Name: “13CPFOS(M+4K1S)"  Mass{es) "503.0/80 0 amu”
i Comment ™  Annotation: ™ Comment ™ Annotation: ™
Sample Index: . . Sample Index: »
| Sample Type: solvent 01 Sample Type: Solvent §.60 742
il concentration: 0,00 ng/ml Concantration: 1.00 ng/mL
|| carculaced conc: 22 calculated Conc: N/A
| Acy. pate: 11/24/32008 20 Acq. Date: 11/24/3009 ) 4.5 508
Acq. Time: 7:45:39 PM Req. Time: 7:45:39 PM 537 i
| 65
Moditied: Ho 200 Modified: No
Proc. Algorithm: Analyst Classic 0
|| Bunching Pactor: 1 597
[ Mosse Threshord: 15.73  cps 180
i| Ares Threshold: 78.65 cps 55
|| vum. swootns: 1 373 | 430
|| sep. widen. 5.20 180 50
|| sep. Height: 0.01 4.43
"\] Exp. Peak Rati 5.00 (
Exp. Adj. Racl +.00 140 45 [
Exp. val. Ratio 3.00 w
/’. RT Window: 30.0 sec 8 |3 %0 388 l
Expected RT; 41.06 min : o {
| use Ralarive aT: No g @ g o
| i .
Int. Type: Bame To Hase E 100 E [\ L}
# Retention Time: 4.01 win 10
i| Axea: 935  counts
| Haight cps
| svare T4 3.92  win L 25 |
End Time: 4,10 win
! 0 20 284 § f 8.1%
! 15
i 40
i 10
!
g 124 3, 5 t
! . ol l | | . il 1
| 2 4 8 8
Sample Name: “Control”  Sample 1D: "MC4311 Deer Serum Controf*  Fi Sample Name: “Contro”  Sample 1D: "MC4311 Deer Serum Conirol”  Fila. "112408A wiff”
Peak Name: "PFOS"  Mass{ss): "499.0/60.0 amu” Peak Name: “13CPFOS{M+4XIS)"  Mass(ex): "503.0/80.0 amu”
|| W Comment ~ Annotation: ™ Comment ™  Annotation; ™
Sample index: 1) Sample Index: °
sSampls Type: Unknawn 198 saeple Type: tnknown 199
Concentration: N/R 20 Concentration: 0.500 ng/mL )
|| carculaced cone:  0.372 ng/mL a calculated Conc: R/A 1 504
f Acq. Date: 11/24/2009 00 Acq. Date: 11/24/3009
‘ Acq. Time: 7:56:34 BM 180 Acq. Tiwe: 7:56:34 PH a0
Il Modified: Ho 380 Modified: ¥o
!_ Proc. Algoritha: Analyat Claassic Proc. Algorithm: Analyst Classic 1.3e4
|| Bunehing Pactor: 1 340 Bunching FacLor: 1
|| Nolse Thresnold: 15.73  cpa 120 Noise Threshold: 140.21  cps 1204
Arsa Threshold: 74.65  cps Area Threshoid: 701.07  cps
Nua. Smooths: 1 100 Num. Smooths: 1 1104
|| sep. width: 0,20 Sep. wWidth: 0.20
| sep. Height: 9.01 280 Sep. Height: 0.01
|| Exp. Peak Ratio: 5.00 260 Rxp. Peak Ratio: 5.00 1004
| Exp. Ad). Raria: 4.00 Bxp. Adj. Ratio: 4.00
|| Exp. val. ratio: 3.00 240 Exp. val. Ratio: i.00 w 90000
| RT window: 30,0 sec 3 RT Window: 30,0 sec g
|| Expected RT: 4.06 min q 220 Expected RT: 4.086 min . BOOD O
|| use Relative RT. No g - Use Relative RT: No S
s
Int. Type: valley z 180 Int. Type: Base To Base é 7000.0
Retention Time: 3.98  min Retention Time: 3.89  wmin
Area; 1733 counts 160 Area; 52828  counts 6000.0
|| Heignt: 404 cps Height: 159331 cps
I stare Time: 3.8 ain 140 start Time: 3.92  min 5000.0
i Ena Time: 4.09  =in 120 Bnd Time: 421 mta
| 4000.0
{ 488
i 100 sis 3%
| 80 375 743 3000.0
541
| 60 I ~B12 2000.0
40
361
249 3 8as
209 230 85 !IA EJ Wl 10000 L
ol A WY 0o
| H 4 [ s 2 4 6 8
i, mrén Time, min

MPI Reséarch, Inc.
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Printing Time: 9:10:19 AM MPI Study No.: L13346 Operator: Mark Neeley
Printing Date: Wed, Nov 25, 2009 Set No.: 112409B Instrument No.: LC/MS/MS # 9
Analyst Version: 1.4.2
Sample Name: LCS A" Sample ID: "MC4311 Deer Serum Spike A, 1000 ng/mi, DF=50"  Fite: 112409A wiff" Sample Name: "LCS A™  Sample [D: "MC4311 Deer Serum Spike A, 1000 ng/mL DOF=50" Fite. "1 12409A waft”
Pask Name: “PFOS"  Maas(os). "489.0/80.0 amu” Peak Namm: "QSCPFOS(M*AXIS)’ Massies). “503.0/60.0 amy™
Comment ™ Annotstion. ™ Comment ™
sample Indax; 10 sample Index: xo
Sampls Type: Qc 108 Sample Type: Qc 399
Concentration: 1000, ng/aL 120e4 Concentration: 0.500 ng/aL 1764
calculated Cong: 794, ng/mL calculatad Conc: N/A
Acq. Date: 11/24/2009 Rcq. Date: 11/24/2009% 1.6ed
Acq. Time: 8:07:11 PN 1.1084 Acq. Time: 8:07:31 PM
1.504
Modified: No Modified: No
Proc. Algorithm: Analyst Classic 1.0004 Proc. Algarithm: Analyst Classic 14ed
Bunching Factor: 1 Bunching Factor: 1
Noise Threshold: 15.73  cps Nolse Threshold: 140.21  cps 1304
Area Threshold: 78.65  cps 9000.00 Area Threahold: 701.07  cps
Num. Smoothas: 1 Hum. Smooths: 1 1 204
sep. HWidth: 0.20 sep. Width: 0.20
Sep. Height: 0.01 3000.00 Sep. Haight: 0.01
Exp. Peak Ratio: 5.00 £xp. Peak Ratio: 5. 00 1104
Bxp Ad3. Ratios 4.00 Bxp. AdJ. Ratio: 1.00
p. Val. Ratio: 3.00 7000.00 Bxp. val. Ratio: 3.00 1004
AT window: 0.0 sac 3 RT Window: 0.0 aec 3
Expected RT: 1.06  min > Expectsd RT: 4.06 win - 9000.0
Use Relative RT: N £000.00 Use Ralative RT: N €
g § 8000.0
Int. Type: Base To Dase z Int. Type: Basa To Base K]
Retention Time: 3.%6  win 5000.00 Retention Tiwe: 31,98 ain R 7000.0
Area: 49776 counts Area: $3160  counts
Height: 12516 cps Height: 17435 cps 60000
start Time: 3,88 min 4000.00 Stasrt Time: 3.92  win
End Tiwe: 4.21  win End Time, 4.13  win 5000.0
3000.00 4000.0
2000.00 3000.0
2000.0
1000.00
1000.0 L
0.00 o0
2 ] 8 2 4 8 L]
Sample Name. "LCS B° Sample 10 "MC4311 Deer Serum Spike B, 1000 ng/mL., DF=50" F Sample Name: "LCS B"  Sample ID: "MC4311 Desr Serum Spike B, 7600 ngimk, DF=50"  Fite: "1 12400A wit”
Peak Name: "PFOS™  Mass{es). "499 0/80.0 amu™ Poak Name: "13CPFOS(MHNIS)"  Maas{es). "503.0/80.0 amu”
Comment ™ Annotation: ™ Commaent ™ Annotation: ™
Sample Index: 11 Sample Index) 11
samples Type: Qc 199 sawple Type: Q¢ 308
concentrations 1000, ng/mL Concentration: 0.500 ng/mL 1 8a4
Calculated Conc: 6§24 ng/mL 9500 calculated Conc: N/A
Acq. Date: 11/24/2009 Acq. Date: 11/24/2009 1.704
Acq. Time: 2:18:27 PM 9000 Acg. Time: 8:18:27 M
1.504
Modified: No 8500 Modified; No
Proc, Algerithm: Analyst Classic Proc. Algarithm: Analyst Classic 1.504
Bunchlng Factor: 3 84000 Bunching Factor: 1
Noise Threshold: 15.73  cps Noise Threshold: 140.21  cps 1.404
Ares Threshold: 78.45  cps 7500 Area Threshold: 701,07  cpa
Num. Smooths: 1 7000 Num. Smoothas 1 1304
Sep. Width: 0.30 Sep. Width: 0.20
sep. Height: 0,01 8500 Sep. Height: 0.01 1.2e4
Bxp. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 6000 Exp. Adj. Ratio: 4.00 1104
Exp. Vval. Ratio: 3.00 Exp. val. Ratio: 3.00
RT Windaw: 30.0  sec & 5500 RT Window: 30,0 see 8 1004
Expected RT: 1.06  ain 5 Sxpected RT: +.0¢  min M
Uss Relative RT: No 5 500 Use Relative RT: Mo g 9000.0
Int. Type: Base TO Hase é 4500 Int. Type: Base To Basm £ 8000
Retention Time: 3.9%  win 4000 Retantion Tiwe: 3.99  ain
Ares: 46217  counta Area: £0537  counte 7000.0
Haight: 10000 cpe 3500 Height 12101 cps
Jtart Time: 1.88  min start Time: 3.42  win 6000.0
End Time: 4.2 wmin 3000 Znd Time: 4.13  win
5000.0
2500
4000.0
2000
1500 3000.0
1000 2000.0
500 1000.0 k
o . 0.0 v
2 4 8 8 2 8 8
e L2 D ¢ N RUUURRESREIETES,
Sampis Name. 1183452 Spk G- Semple 1D "Deer #7 3.5 yt male-serum Spike C, 1000 ng/mi, DF =507 Fite: "112400A wif* Sarple Name. L19345-2 Spk C"_ Sampis 1D "Deer # 7 3 5 yr mate-serum Spike C, 1000 ng/mi., DF=50"  Fie. “112400A wit"
Pesk Name: “PFOS"  Maas{es). "499 0/80.0 amu™ Peak Name: “13CPFOS(M+4XIS)"  Mass(es) “503.0/80.0 amu”
Comment ™  Annotation ™ Comment: ~  Annotaton ™
Sample Index: 12 Sample Index: 12
Sample Type: ac 399 Saaple Type: ac 150
concentration: 16000, ng/eb concentration: 0.500 ng/mL
calculated Conc: 1690, ng/mL 2864 Calculated Conc: N/A 1904
Acq. Date: 11/24/2009 Acq. Date: 11/24/2009 1804
Acq. Time: 8:29:23 PM Acq. Tima: 8:29:23 PH :
2604
1784
Modified: No Hodified: No
Proc. Algorithm: Analyst Classic 2 ded Proc. Algarithm: Analyst Classic 1604
sunching Factor: 1 Bunching Pactor: 1
Moise Threshold: 15,71  cps Noise Thrashold: 140.21  cps 1504
Ares Threshold: 78.65  cps 2204 Area Threshold: 701.07  cp#
Num. gmoorhs: 1 Nus. Smooths: 1 t.4ed
sep. Widtn 0.20 2.0e4 sep. Width: o.20
Sep. Height: 0.01 Sep. Height: 0.01 13e4
Exp. Peak Ratio; $.00 Exp. Peak Ratio: 5.00
Exp. Adj. Ratlie: 5.00 1.8e4 Exp. Adj. Ratio: 4.00 1204
Exp. Val. Ratio: 3,00 N Bxp. val. Rario: 1.00 1104
RT Window: 30.0 sec 3  16ed RT Window: 0.0 sec g- )
Expected RT: 4.06  min - Expected RT: 4.06  min 7 10w
Use Relative RT: Ko g | ded Une Ralative RT: Ho
K E 9000.0
Int. Type: Base To Base = int. Type: pase To Dase E
Retention Time: 3.9%  min 12ed4 Rerantion Time: 3.9%  ain 8000.0
Ares: 115227 counts Area: §4731  counts
Height 19367 cpa 1,084 Height: 19350 cps 7000.0
start Time: 3.8 min ! Start Time: 3.94  win
End Time: .20 min End Time: 4.14  min 6000.0
8000.0 5000 0
6000 0 4000.0
4000.0 3000.9
2000.0
20000 1000 0 L
00 0o
2 4 6 8 2 4 8 8
Tire, min —Lime. mn. “
MPI Research, Inc.
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Printing Time: 9:10:19 AM MPI Study No.: L19346 Operator: Mark Neeley
Printing Date: Wed, Nov 25, 2009 Set No.: 112409B Instrument No.: LC/MS/MS # 9
Analyst Version: 1.4.2
™,
i Sampis Nama. “L18345-27  Sampis (D “Deer #7 1.5 yr male-sorum, DF=50"  File: "1 124004 witl" Sample Name: "L19345-2"  Sample 10 "Deer #7 3.5 yr male-serum, DF=50" Fun 11 2406A wit
P Nams: "PFOS"  Mass(os) "499.0/80.0 armu”™ Peak Name: "13CPFOS(M+4)ISY"  Mass{es): "503.0/80.0 amu”
o Comment ™  Annotation: ™ = Annotation: ™
Sample Index: 13 Sample Index: 13
Sample Type: Unknown Sanple Type: Unknown 398
Concentration: H/A 2.004 Concentration: 6.500 ng/eL
Calculated Conc: 1000. ng/mb Calculated Conc: N/A 2.204
Acg. Date: 11/24/2009% 19e4 Acq. Date: 13/24/2009
| Aeq. Time: 9:40:19 PH Acq. Time: B140:19 PM
| 1.884
Modified: ¥o 7 Modified; No 2.0e4
|| proc. Algorithe: Analyst Classic Proc. Algorithe: Analyst Classic
|| Bunching Pactor: 1 1804 Bunching Pactore o
i Noise Threshold: 1$.73 cps Woime Thrashold: 140,21 cps
Area Threshold: 7865  cps 1504 Area Threshold: 701.07 cps
Num. Smooths: 1 Num. Smooths: 1
Il sep. width: 0.20 1404 Sep. Width: 6.20 1604
| sep. Height: o.01 Sep. Height: 0.01
| Exp. Pesk Ratio: 5.00 1304 Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 1264 Exp. Ad}. Ratio: 4.00 1.4e4
| exp. val. ratie: 3.00 exp. val. Ratio: 1.00
RT Window: 0.0 sac § yie RT Window: 10,0 wec -3
| Bxpected RT: 4.06 min : Expacted RT: 4.06  win . 1.2ed
| Use Relaciva RT: No ? 1.004 Use Relative RT: No E
| Ine. Type: valley E 90000 Int. Type: Bass To Bage E 1pe
|| Retention Time: 398 min 5000.0 Retention Time: 1.38  min
i| Axea: 79961 counta Area: 75497 counts
|| Hatghe: 20388  cps 7000.0 Helght: 21667 cps 8000.0
|| stare Time: 3.87  ain Start Time: 1.32  ain
| End Time: 4.21  ain §000.0 End Time: 4.11  min
| 5000 0 5000.0
4000.0
‘ 4000.0
3000.0
| 20000 2000.0
1000.0 k
| 0.0 0.0 -
2 8 L3 2 4 ] 8
| : - Y
Sample Name. L1345 Dup” Semple 10 "Deer 87 1.5 g1 mule-serum Cuphcate, DF =50 TIIA0EA il Sampls Name: “L16345-2 Dup”  Sample 1D "Deer #7 3 5 yr mule-serum Duphcate, OF =507 7 e - 113409A. st
I Peak Name PFOS™  Mass{ss) “499 080 0 srmu” Pask Name: “13ICPFOS{M+4}1S)"  Mass{es). "503.0/860.0 amus”
Comment = Annctason = Comment ™  Annotstion: ™
| 2empia tnoex sample Index: 14
lample Type: Hnknown 198 Sample Type: Unknown 198
Concentration 1 a4 Concentration: v.500 ng/aL 1304
Caleuleted Tonc Lene ng ek Calculated conc: N/A
Acq. Date; 11/34 /200 Acg. Date: 11/24/2009%
Acg. Tim (RSP AN ) ‘?“1 Acq. Time: B8:51:16 PM 1204
Mudified #a 1 Modified: Ho
§ rroc. Algorithe: Amalywt Claasie LRk | Proc. Algoriths: Analyst Classic 1led
il Bunching Factor L Bunching Factor: 1
| o Thr held is N cpw 10u4 Noise Threshold: 140.21 cpa 1084
I Themshold N85 cpm Area Threshold: 701.07  cps
| Smoothas H Num. Smooths: 1
I wideh 0.30 50000 dep. Width: 0.20 2000.0
Hetght 0.0 Sep. Height: o.01
Peak Ratioc %.00 Zxp. Peak Ratio: 5. 00
Ad) . Ratio: 4.00 #000.0 Exp. Adj. Ratio: 4.00 8000.0
Val 13 .00 5 Bxp. Val. Ratio: J.o0 §
AT Wi e 19.9 sec - RT Window: 30.0 sac
Expacted BT 1.08  wmin 70000 Xxpected RT: 4.06  min ~ 7000.0
Use Relscive AT No Use Relative RT: No g
60000 3 60000 |
1 Type vl Int. Type: Base To Base € !
Wetention Time 3.8 wmin Retention Time: 3,98  wmin
| Area 51054  counte 5000 0 Area: 44766 counts 5000.0
Height 11338 cps Height: 13442 cps
| searr Time 1.87  min Start Time: 3.82  ain
End Tise: 4.3¢  =min 0000 End Time: 4.11  min 4000.0
3000 0 3000.0
| 20000 2000.0
|
| 1000 0 1000.0 L
o — 00
2 4 5 [ 2 4 8
G June e, e = Jurg, min
| I S Name "SS33815" Sample il "CCV, 10ng/mL"  File: “112408A wafl" I Semple Name: "SS33615"  Sample 1D "CCV, 1 0 ng/mL™  Fie: "112408A wiff
Pesk Nams: "PFOS"  Muess{es) "499.0/80.0 amu” Paak Name: "13CPFOS(M+4{IS)" Muass{es): "503 /80 0 amu”
|' Comment: ™  Annotation: ™ Comment ™ Annotstion: ™
sample Index: 15 Sample Index: 15
| Sample Type: Qac 198 Sasple Type: QC 3.98
Concentration: 1.00 ng/mi 8 504 Concentration: 1.00 ng/mL
Il calculated conc: 104 ng/mL Calculated Conc: N/a 8 5e4
Acq. Date: 11/24/1009 Acq. Date: 11/24/2009
| Acg. Time: 9:02:13 PR B.0e4 Acq. Time: 9:02:13 PM 8 0ea
| Moditiea: Ho 7 Se4 Modified: Na 7 Sed
il Proc. Algorithm: Analyst Classic Froc. Algorithm: Analyst Classic
il Bunching Factor: 1 7.084 Bunching Facctor: 1 7 Ded
il Noise threshold; 15.73 cpm Noise Threshold: 140.21 cps
|| Area Thresnold: 78.65  cps & Sed Area Threshold: 701.07  cps 6 Sed
| Num. Smoothe: 1 Num. Smooths: H
Sep. Width: .20 8.0e4 Eep. Width: 0.20 6.0e4
|sep‘ Height: 0.01 sep. Height: 0.0t
| Exp. Peak Ratio: 5.00 5 Sek Bxp. Peak Ratio: 5.00 5 Se4
Exp. Adj. Rati 4.00 Exp. Adj. Ratio: 4.00
Exp. val. Ratio: 3.00 5 Oed Bxp. val. Ratio: 1.00 w 5064
RT Window: 30.0 sec 3 RT Window: 30.0 sec g
|| Expectea rT: 4.06  min s 4.5e4 Expected RT: 1.06 min . 4504
| Use Relative RT: No Use Relative RT: No g
| g 4004 2 40w |
|l Int. Type: Sase To Base £ Int. Type: Base To Basa E |
| Retention Time; 1.98  min 1504 Retention Time: .98 min 3504 |
Il Ares: 331783 counts Area: 303071 counts f
‘I Height: 87575 cps 3.08e4 Helight: 88300 cps 3 0ed i
Start Time: .86  min Start Time: 3.91  wmin i
|| End Time, 4.26  min 2504 End Tims: 4.20  min 2504 [
| 2.084 2.004
| 1504 1504
| 1 0e4 1084 |
a | |
3 4 5000.0 5000.0
7| 00 00 : I
| 2 4 & 3 2 4 3 [ |
T . Time. min
MPI Research, Inc.



